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Date:  10-25-90 | | TID:  0590-1033
To: David Payne Task: 3815
From: . Duane Kruse @fﬁL CccC: George Schupp

-Subject: Review of the éﬁP and QAPP (revisibn 3) for the RFI of

Quemetco, Inc.

A technical review of .the sampling analysis plan (SAP) and the
quality assurance project plan (QAPP) has been completed. This
review covers the third revision of the SAP and QAPP dated Sept.
26, 1990. This review focuses on the analytical methods selected
fot characterization of the site and the quality control that will
be used to assure that usable data will be generated by the
laboratory.

This QAPP was previously reviewed on 7-9-90 and many deficiencies_
were found and noted in the report. A meeting was held with
representatives of Cannonie Environmental and Northern Laboratories
on 7=25-90. The deficiencies were discussed and agreements to
correct these were made by Cannonie and Northerrn Labs.

Most of the major deficiencies and all of the minor deficiencies
have been corrected. Some major deficiencies remain uncorrected
and are discussed in the following sections.

Major Deficiencies

Sampling and Analysis Plan (SAP)

Table 3 in the SAP contains several errors and omissions that were
mentioned in the previous review. For solid samples, the test
method for total solids must also be included. Analysis of 1lead
by ICP should as an option on all solid samples. "USEPA 3050/6010
Lead" should be added to all solid samples and it should be foot
noted to explain that this will only be used when the lead
concentration 1in the digestate exceeds five times the ICP
instrument detection limit for lead. "“USEPA TCLP/3010/6010 Lead"
must be added with the same foot note.

Table 3 also lists the digestion method for graphite furnace lead
in water samples as 3005 which is an ICP method. This must be
changed to 3020. For clarity, "USEPA 3050/ A/A Total Metals"
should be changed to "USEPA 3050/6010 TAL Total Metals".

Table 4 lists the analyte detection limits. Detection limits for
chloride, sulfate, total suspended solids and total solids must be
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included. All of the solid sample detection limits are listed with
the less than symbol (<). This should be removed and a foot note
added that explains that the detection limit will vary based on the
weight of sample digested and the total solids content of the soil.
If one gram of sample were digested with a total solids content
less than 100 %, all of the metals detection limits would be larger

- than, not less than those listed in the table.

Quality Assurance Project Plan (QAPP)

The total solidgrtest muét'be added to Tables 1 and 2.

In Table 2, the digestion method 3020 should also 1list water
samples. pH method 9040 is for water samples but sediment and slag
samples are listed for this method. These solid samples must be
listed for pH method 9045.

The previous review also requested that validation of the data was
to be addressed by the QAPP. A copy of the data validation
guidelines wused for CLP data cases was sent to Northern
Laboratories. Data validation as addressed in the QAPP refers to
checking for errors in the laboratory calculations and in the data
base for this project. It does not address the usability of the-
data based on the quality control audits. This issue must still
be addressed.

Appendix A Laboratory QA/QC Manual .
A table is included that lists the QC limits for duplicates, check
standards, spikes and blanks. Chloride and total solids 1limits
must be added to this table. Limits for extraction blanks and

extraction duplicates for TCLP metals must also be added to the
table.

This section limit also includes the SOPs for the tests requested.
The SOP for pH in water samples is EPA 150.1. This must be
replaced with method 9040, which is listed throughout the QAPP and
SAP. SOPs for chloride, total solids and sulfate in water (9036)
must also be included.

The laboratory has chosen to use a lithium chloride extraction
procedure to prepare soil samples for sulfate analysis. Method
426C from Standard Methods will be used to determine sulfate in the
soil extracts. The extraction procedure presented in the sulfate
SOP is acceptable. The outline for the turbidimetric
determination of sulfate in the extract is not acceptable. The
outline is incorrectly numbered and the steps required to perform
method 426C do not include enough detail. The details that need

to be added should include the composition of buffers A and B, and
the composition of the standard solutions. The SOP must also
include a statement about how the spectrometer will be zeroed and

what solution will be used. The stirring time that is required to



generate a consistent flock must also be stated.

The SOP for ICP metals includes printouts from the computer showing
the instrument settings, background correction and interelement
corrections. No information for tin was provided. This must be
corrected.

Minor Deficiencies

QAPP

Section 5 references bottle cleaning procedures "outlined below"
and no procedures are listed.

Section 8.2 lists the sources of the test methods. Methods from
USEPA Methods for Waters and Wastes, and Standards are used and
should also be referenced in this section.

. SAP
Section 4.2 does not mention preparation method 3005 which is
‘ included in Table 3 of the SAP. Method 7870 is also listed as a

flame method for tin in this section, but the tin is listed as an
ICP metal in all tables. Reference to method 7870 must be deleted.
Section 4.3, page 16, includes the target analyte list'(TAL) for
metals and the methods to be used. Method 7471 should also be
included for mercury in solid samples. '

Summary

The revised SAP and QAPP are greatly improved from previous
versions, but changes must still be incorporated. The following
is a list of the changes that must be made for these documents to
be acceptable.

1. The total solids test method must be added to Tables 1 and 2
of the SAP, Tables 1 and 2 of the QAPP and to the QC table in
Appendix A.

2. The use of ICP for lead analyses must be clearly stated as an
option to be used for all matrices except TCLP extracts.In
addition, this option must be used only when the 1lead
concentration in the digestate exceeds the ICP instrument
detection limit by a factor of five. This must be made clear

' in Table 3 of the SAP.

3. The digestion method for lead by graphite furnace must be
‘ _ correcged iln Table 3 of the SAP. Y grap a u
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Table 4 in the SAP must include detection limits for chloride,
sulfate and total solids. The detection limits for solid
sample results must be clarified.

In Table 2 of QAPP, method 3020 must list some water samples
and soil samples must be removed from method 9040 and added
to method 9045.

Déta validation and data usability must be addressed.

QC limits must be added to the QC table in Appendix A for the
following parameters: Chloride, total solids and TCLP
extractions.

SOPs for chloride, total solids and sulfate in water must be
included in Appendix A.

The SOP for sulfate in soils must include more detail from
method 426C. The additional detail must include the
composition of buffers A and B, and the standard solutions.
The SOP must also address the method and the solution that
will be used to zero the spectrometer. The stirring time
required to generate a consistent flock must also be—
specified.

ICP instrument setting for tin must also be included in
Appendix A.



. SUBJECT: v 048 843 809 0\!\ S N
: ' William H. Miner, Acting Céié%jii) 44N/~J _ D eme

UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
REGION V o :

pate: FEB "1 1988
Chemetco, Inc.
FEOM: Solid Waste Branch
10: James Adams, Chief
- Quality Assurance Office
Attached is the subject facility's responsé to our January 11, 1988,

disapproval of their Site Specific Sampling and Analysis Quality A55urancg'.

Project Plan., This information'a1ong with information sent to you

by memorandum of January 19, 1988, shou]d‘address the deficiencies';

‘previously identified.
;.- An expedited.review of this additional information will be appreciated.
If you have any questions please contact Mr. Kevin Pierard;Zat{886-4466,1 4;l‘A

Attachment

EPA FORM 1320-8 (REV. 3-76)



U.S. EPA Comments

Quality Assurance Project Plan S

'xr//;agg 6, Section 3.0

"Test Methods for Evaluating Solid Waste", SW-846, July, 1982 is referénced.
The method provided as Appendix A-4 is Method 1310, dated September, 1986.
This inconsistency must be corrected. '

Mpa_ge 25, Tab]e' 7.1

The EP extract should be preserved with nitric acid to pH less than 2.

l\/PagP 31, Table 9.0

4.
Wy e

Chemet.co, Inc.

See item 1.

Pages 36-38,lSectinn 11

! Provide a specific descriptinn of what control limits will be acceptable:,.. é S e
" for precision and accuracy. The performance criteria for blind samples - '

must be described. Actinns to be taken if the limits are exceeded must

. e specified.
Page 47, Séction 14

The preventative maintenance protocol for L.C. Metals is not included in
Appendix A-8. ' :

{ Page 48, Se;tjnn 15

(The "Handbook for Analytical Quality Control" EPA 600/4-79-019 p. 6-5
states that ‘an out-of-control situation occurs when (a) any point is
beyond the control limits and (b) when there are seven successive points
an the same side of the value P of the central line.} The facilities, -
equipment and services for arganics analyses at .Compuchem are described, .
since the analytes of interest are lead and cadmium, these must also be

included.

(::) Appendix Afa o .

Lahoratory spaée and facilities should include a description of equipment
available for EP toxicity analysis.




please;phone at your convenience. Questions can be directed to
me at 618-254-4381. Thank you for you speedy attention.: o

. Sincerely, ;z_:_;
et '
: - Michelle Reznack

Environmental Manager

cc: Harry Chappel, IEPA



PO BOX 187 « ALTON, ILLINOIS 02002

Xevin Pierard, RCRA Enforcement ' . S

United States Environmental Protection Agency Ve Ve
Region V. _ ) N
230 South Dearborn Street AR S &R
Chicago, 1llinois 60604 LT .
Dear Kevin, ' AT

Pursuant to a 1letter from your office on the 11th of

“January, Chemetco, Inc. is submitting the following additions

and revisions to the Site Specifi¢ Sampling and Analysis OQOAPP in
addition to those submitted on December 29th, 1987. As time is
of the essence, your prompt review of these would be greatly
appreciated.

1.) Page 6, Sectlon 3.0

The method to be used is that provided in Appendix A-4, Method
- 1310, dated September 1986. This has been corrected in the QAPP

also,_

2.) gage 25, Table 7.1 & LB L
The extract will be preserved with reagent grade n1tr1c ac:.d.
until the pH is less than 2.

3.) Page 31, Table 9.0
See item 1.

4.) Pages 36-38, Section 11

'See attachment titled "Quality Assurance Control Limits."

5.) Page 47, Section 14
See attachment titled "Preventative Maintenance."

6.) Page 48, Section 15
Out-of-control situation determinants have been changed according

to the guidelines suggested in your 1letter referencing the

"Handbook for Analytical Quality Control"™ EPA €00/4-79-019,
p. 6-5. The facilities, equipment and services for lead and.
cadmium analysis at CompuChem have been 1ncluded in the L

Appendlces.

7.) Agpendlx A-8
Spec1f1c equipment for the EP toxicity analysis has been included .
in the laboratory space and facilities sectlon.

As well as noting above where these changes w111 be found,
I have made the changes and enclosed copies of. the pages that

~the changes may be found on. If you need anything further, -



SHE-12

JAN 11 1988

CERTIFIED MAIL
_RETUR RECETPT REQUESTED

Michelle Reznack, Enviropuental Manager
Chemetco, Inc, - :
F.0. Rox 187

. Alton, I1linois 62002

Re: Chemetco, Inc.
. : ; , D 048 843 /NS
nearﬂs.-'l?esn'ack_:'

. The bnited States Environmental Protection Agency (U.S. EPA) has completed
{ts review of the Site Specific Sampling and Analysis CAPP, for the '
‘ '-referenced facﬂity. and 1ts performance evaluation ofL.C. metals Labaratory,

The U.S, EPR herehy disap,ﬂroveﬂ the CAPP and the use ﬂf L.C. Yetals Labora*nry.
The Mclosed comvents snmaﬂ ze the reasnns for this dlsapproval. -

" On December 29, 1987 U, S EPA received a modification tn the NAPP from
Chomatco which may address some nf these conments, These mndifications are
currently under review,

If you have any questions please cantact Kevin Pierard at {312) 3864456

<1ncare13 ynurs,

P L
WRLMAE WO o e e

‘William £ Pyno, Chief e R - SR
_..ncaa Enforcment Secti_on
Toehs yztos U oadltue seetrl) Taen o Yre taniiitie:
_ Enclosure R -
: e ) T 5 o o &
ce” Harry (‘happel IEPA _
. i' é N et e ]
pfc. Roger Grmes, opc )

._ 5HE-12 Kevin: \r 1/6/88 #32



UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
‘ | REGION V

. oate: JAN 19 1988
Chemetco, Inc.

suBJecT: ILD 048 843 809

William H. Miner, Chief j;igié;%,714én// UUELHY ASSURANCE BRANCH
%0}: Solid Waste Branch -

JAN 211988
James Adams, Chief

TO: Quality Assurance Office ENWRQ&MEH] SERVﬂES Biﬂmnp

deaviidl)
Attached is additional information to assist your review of the subject

facility's Site Specific Sampling and Analysis Quality Assurance Project

Plan, and the performance evaluation of L. C. Metals Laboratory.

Please review this additional information to determine if it addresses

the deficiencies previously noted.
‘ If you have any questions please contact Mr. Kevin Pierard at 886-4466.

Attachment

E&E(@EWE
JAN 25 1988

S. EPA CENTRAL
= U REGIONAL LAB

EPA FORM 1320-8 (REV. 3-76)



UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
REGION V

SUBJECT: Chemetco, Inc. ILD 048 843 809

DATE: December 16, 1987 c)(g) 0'/ |
) |

FROM: Andrea Jirka, Chiefﬁﬁ/
Data Quality Assura Branch
TO: William H. Miner, Acting Chief
Solid Waste Branch, WMD

The subject Quality Assurance Project Plan cannot be approved at this time.
The following items need to be addressed:

ITEM 1:

ITEM 2:

ITEM 3:

ITEM 4:

ITEM 5:

ITEM 6:

EPA FORM 1320-8 (REV. 3-78)

Page 6, Section 3.0

"Test methods for Evaluating Solid Waste", SW-846, July, 1982 is
referenced. The method provided as Appendix A-4 is Method 1310,
dated September, 1986. Please resolve this inconsistency.

Page 25, Table 7.1

The EP extract should, preferably, be preserved with nitric acid to
pH less than 2.

Pager3;i Table 9.0
See Item 1.

Pages 36-38, Section 11

Please be specific in describing what control limits will be accept-
able for precision and accuracy. The performance criteria for blind
samples should be described. Actions to be taken if the limits are
exceeded should be specified.

Page 47, Section 14

The preventative maintenance protocol for L. C. Metals is not in-
¢luded in Appendix A-8. ‘

P

Page 48, Section 15

The "Handbook for Analytical Quality Control" EPA 600/4-79-019 p. 65
states that an out-of-control situation occurs when (a) any point is
beyond the control 1imits and (b) when there are seven successive
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points on the same side of the value P of the central 1ine. Appendix
A-3. The facilities, equipment and services for organics analyses
at Compuchem are described. Since the analytes of interest are lead
and cadmium, these should be described also.

Appendix A-8, Page 8, Section 5.5

Field preservation and handling should be described if they are appropriate
for this study.

Appendix A-8

Laboratory space and facilities should include a description of equipment
available for EP Tox analyses.

If you have questions or need additional information about the above subject,
please contact Maxine C. Long, at (312) 353-3114.
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. ] UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
REGION V ; ]
/észa(,/é Z/ZLJ“ Pigr
over on (2 / )77 o
é ‘ré(/@ - g}gﬂ/bé\& o
FROM: Andrea Jirka, Chiefé 3 "% , .
Data Quality Assurance Branch ':L‘;;tvai’ ) ST é%;? u:y
TO: William H. Miner, Acting Chief e Mw 7 .d{,@
Solid Waste Branch (7
4(

paTe: December 1, 1987

suBJeECT: Chemetco, Inc. ILD-043-843-809

Your request for a laboratory audit of LC Metals Laboratory has been referred
to Curtis Ross, Director, Central Regional Laboratory. The CRL has respons-
ibility for such audits. The Quality Assurance Section, DQAB will continue
to review the above subject>Qua1ity Assurance Project Plans (QAPPs). Comments

will be forwarded by COB 12/11/87

. If there are any questions, please call Maxine Long at 353-3114.

EPA FORM 1320-8 (REV. 3-76)
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UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
REGION V

o160 1007
_oarg: NOV 1 G TE ' }5‘»‘744&’ A B\%g
. Chemetco, Inc. /ﬁ’”’_

SUBJECT:

o

TO:

ILD 048 843 809

| Al 7 ﬁ”m
William H. Miner, Acting Chief /}71, , ¢ o -
Solid Waste Branch /lm//

‘James Adams, Chief - é& - 7L/— ;9

Quality Assurance Office

Attached is one copy of a Sampling and Ana]ys1s Quality Assurance Project
Plan (QAPP) for slag sampling at the subject facility. This is similar
to a QAPP prepared by Jacobs Engineering and submitted to your office

 in May 1987. Chemetco has decided to conduct the sampling themselves

rather than the United States Environmental Protection Agency contractor
(Jacobs Engineering). This plan proposes the use of L.C. Metals Laboratory
for analysis of the slag samples.

Please review the QAPP and conduct a laboratory audit of L.C. Metals
Laboratory to determine if this plan is acceptable. Please provide my

office with your comments by (¢ e
f"”"""'hﬂn-w-MKevmo__mMWlhﬂ? (2/uf g7 Fer Porna_
If you have any questions please contact Mr. Kevin Pierard at 886-4466.

At—tac_hment
W —DM’MSV\ ASTIRE oty

Nov 1€ 1987
«‘7' {><g77 2755

ro—.
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EPA FORM 13208 (REV. 3-70)



SUBJECT:

TO:

7,&4}77 C ¥ a

UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
REGION V

pare: NOV 16 1987 L\\%B

Chemetco, Inc.
ILD 048 843 809

William H. Miner, Acting Chief ],/ & 77““"

Solid Waste Branch

James Adams, Chief
Quality Assurance Office

Attached is one copy of a Sampling and Analysis Quality Assurance Project
Plan (QAPP) for slag sampling at the subject facility. This is similar

to a QAPP prepared by Jacobs Engineering and submitted to your office

in May 1987. Chemetco has decided to conduct the sampling themselves
rather than the United States Environmental Protection Agency contractor
(Jacobs Engineering). This plan proposes the use of L.C. Metals Laboratory
for analysis of the slag samples.

Please review the QAPP and conduct a laboratory audit of L.C. Metals
Laboratory to determine if this plan is acceptable. Please provide my

office with your comments by 22/t e /%g,..
é’onuersvh'omw.’MKeumo\.\“/nﬁﬂﬁ; s
If you have any questions please contact Mr. Kevin Pierard at 886-4466.

Attachment

QUILTY ASomAueE powey

nNov 16 1887

EPA FORM 1320-8 (REV. 3-76)




.. 'EPAFORM 13208 (REV.3-76) . .

UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
REGION V

DATE: May 18, 1987
SUBJECT: Chemetco, Inc. ILD 048 843 809
FROM: James H Adams Cﬁgr
7/‘ Quality Assurance Office

7O Wil1iam H. Miner, Chief
Hazardous Waste Enforcement Branch

ATTENTION: Kevin Pierard

This memo transmits the signed copy of the subject Quality Assurance Project

Plan. If there are questions, please call Maxine Long at 3-3114.

3
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UNITED STATES ENVIRONMENTAL PROTECTION AGENCY

& REGION V IS
& DATE: Wiy 11 1967 QLY Assumaker gpanch
. Chemetco, Inc.
SUBJECT: 11D 048 843 809 MAY 13 1987

William H. Miner, Chief, o
FROM: 2 ! Iy :
o Hazardous Waste Enforcement Branch L:wgyimfﬂl SERVTES Bﬂ?ﬂﬂﬂ

TO: James Adams, Chief
Quality Assurance Office

Attached are two copies of the Sampling and Analysis Quality Assurance
Project Plan (QAPP) for slag sampling at the subject facility. The
QAPP has been revised per your comments dated March 23, 1987. Please

review and sign copy (1) and return it to this office by May 22, 1987.
If you have any questions please contact Mr. Kevin Pierard, at 886-4466.

' Attachment

EPA FORM 1320-8 (REV. 3-76)



DATE:

SUBJECT:

FROM;

r

TO:

jev——

%Zc/ﬂoy

UNITED STAH’ES ENVIRONMENTAL PROTECTION AGENCY
REGION V

¢

MAR 12 1987 o 2093
Chemetco, Inc. v Y ASSWMC{ BMI‘!T:”

ILD 048 843 809

William H. Miner, Chief W {,’EWM o
YN

Hazardous Waste Enforcement Branch L&ENI QRV"TS D’
. h & “ “J ‘ Q

James Adams, Chief H‘JHN
Quality Assurance Office

Attached is a Quality Assurance Project Plan (QAPP) for sampling and analysis
of slag samples at the subject facility. The samples will be analyzed at
Compuchem Laboratories utilizing E.P. Toxicity procedures for lead and cadmium.
The QAPP was prepared by Metcalf and Eddy as part of a U.S. EPA work assignment
under the Technical Enforcement Support Contract. I have also attached for
your information a memo (dated 12-18-86) regarding our previous attempts to
characterize this waste using existing data.

Please review the QAPP and provide my office with your comments by April 6,
1987.

If you have any comments regarding this matter please contact Mr. Kevin Pierard,
at 886-4466.

EPA FORM 1320-6 (REV. 3-76)





